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Figure S1. '"H-NMR (600 MHz) of 1.
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H2-NN521U 150MHz
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Figure S2. ®*C-NMR (150 MHz) of 1.
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H2-NN521U
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Figure S3. DEPT spectrum of 1.



H2-NN521U
exp34 gCOSY

SAMPLE
date Oct 24 2014
solvent pyridine
sample H2-NN521U_01

ACQUISITION
sw §707.8
at 0.150
np 1712
b 4000
ss 32
d1 1.000
nt 1

2D ACQUISITION
swil 5707.8
ni 256
d2

PRESATURATION
satmode
wet

TRANSMITTER
tn Hi1
sfrg 599.866
tof -150.0
tpwr 61

12.800
GRADIENTS
gziviE 4218
gtE 0.001000
Ebratio 1.000
gstab 0.000500
DECOUPLER

dn ci3
dm nnn

Molecules 2016, 21, 454; doi:10.3390/molecules21040454

FLAGS
hs nn
sspul v
hsglivl 5052
SPECIAL
temp .
gain 34
spin not used
F2 PROCESSING
sb -0.075
sbs not used
n 2048
F1 PROCESSING
shil -0.045
sbs1 not used
procl 1p
fni 2048
DISPLAY
sp 380.0
wp 4955.3
spl 380.0
wpl 4955.3
rfil 4.6
rfp 0
rfll 4.6
rfpl 0
PLOT
we : 152.0
sc
wec2 150.0
sc2 0
vs 4
th 4

ai cdc av

ST

w

&

(3]

o

o}

Figure S4. gCOSY of 1.

F1 (ppm)
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H2-NN521U
exp35 gHSQCAD
SAMPLE
date Oct 27 2014
solvent pyridine
sample H2-NNS521U_02
ACQUISITION
sw 5707.8
at 0.179
np 2048
fb 4000
sS 32
di 1.000
nt 4
2D ACQUISITION
swi 26393.9
ni 128
phase arrayed
PRESATURATION
satmode n
wet
TRANSMITTER
tn
sfrg 598.866
tof ~150.0
tpwr 61
12.800
DECOUPLER
dn C13
dof ~3006.5
dm nny
decwave w40_COLD
dmf 35088
dpwr 42
pwx1vil 58
pwx 13.900
1xh 146.0
nullifilg Yy
mult
ADIABATIC

pwx180ad COLD_ad300
pwx180adR COLD_ad3~

00R
pwx180 400.0
pwx1v1i180 57
pwx180ref COLD_ref~

200
pwx180r 1998.8
pwx1v1180r 48

L }HJ I

S5 of 512

Wl

FLAGS ACQUISITION ARRAYS
hs nn array phase
sspul y arraydim 256 Lot
PFGT1g y
hsgivl 5052 i p i
SPECIAL 1 P
temp 25.0 _2 ( ®pm )i s 9|2
gain 28 1 =
spin not used N -
GRADIENTS & o
gz1vI1E 4219 B =
gtE 0.002000 4 ° P s 9
EDratio 3.976 - 3
gstab 0.000500 § ° 4 °
F2 PROCESSING 2 o
of 0.058 i °
gfs not used - e
fn 2048 - °
F1 PROCESSING i °
gf1 0.004
gfsi not used 7
procil 1p 3
2048 4
DISPLAY -
sp 240.7 A
wp 5256.3 - 4
spl 2231.0 |
wpl 21496.6
rfl 4.6 4
rfp 0 -
rfi1 1506.5
rfpi 0 h
PLOT 4
we 152.0 |
sC
wc2 150.0 5
sc2 0 |
vs q -
th 1 A
ai cdc ph | = -
°
6 = *
= - a®
7
—_— ] ] -
8
4 i
—_——d P
s
L B e B i e A o e o B A T T e e e PRBNNSSES MSNSSSES
150 140 130 120 110 100 90 80 70 60 50 40 30 20
F1 (ppm)

Figure S5. gHSQCAD of 1.
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H2-NNS21U
exp33 gHMBCAD

Ll JJHNH”l,H“'

SAMPLE FLAGS ACQUISITION ARRAYS
date Oct 24 2014 hs nn array phase
solvent pyridine sspul y arraydim 512 Lo
sample H2-NNS21U_01 PFGflg y X
ACQUISITION hsglvi 5052 i p P?
sw 5707.8 SPECIAL y .. c ool gees -
at 0.150 temp 25.0 == (ppm) e
np 1712 gain 34
b 4000 pin not used T
ss 32 GRADIENTS 4 o, o
d1 1.000 gzlvil 421 | ~o- - Rl A
nt 4 gt1 0.001000 3 ws
2D ACQUISITION gzivi3 1263 2 -1 [} ° N
swl 24132.7 gt3 0.001000 2 L
ni 256 gstab 0.000500
phase arrayed F2 PROCESSING b 0 - ° o - R .0
PRESATURATION sh ~0.075 - q oa
satmode n shs not used ° ° ° . L
wet n fn 2048 T ’ ¢ Y
TRANSHMITTER F1 PROCESSING -
tn 1 gf1 0.010 2
sfrq 599.866 gfsl not used N
tof -150.0 procl 1p -1
tpwr 61 fnl 048 = . = e :
12.800 DISPLAY -
DECOUPLER sp 318.7 N
n c13 wp 5155.9 4
dof ~1876.0 spl 2451.5 a
dm nnn  wpl 20998.3 hd
decwave  W40_COLD rf1 -6 1
dmf 35088 rfp d
dpwr 42 rfi1 -754.6
pwx1v1 58 rfpl E
pwi 13.800 PLOT R
we 152.0 -
jixh 146.0 sc o]
Jjnxh 8.0 wc2 150.0 g
ADIABATCIC sc2 0 N °
pwx180ad COLD_ad300 vs q M i o
pwx1v1180 57 th 1 E ° L. .
pwx180 400.0 ai cdc av n » M ¢ . .
6 ¢ : L] L4 3
E N s ° ®
7 w
— ) . o
°
- .
—————— O -
7 °
2
Q
J °
7l o o o
—4 e
9
L B e e e A e o e e e o e A o R T T
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Figure S6. gHMBCAD of 1.
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NN521B 600MHz
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Figure S7. '"H-NMR (600 MHz) of 2.
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NN521B 150MHZ
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Figure S8. °*C-NMR (150 MHz) of 2.
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NN521B
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Figure S9. DEPT spectrum of 2.
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NNS21B
exp3 gCOSYy

SAMPLE
date Sep 12 2014

solvent pyridine
sample NN521B_01
ACQUISITION
sw 6906.1
at 0.150
np 2072
fb 4000
ss 32
d1i 1.000
nt 1
2D ACQUISITION
swl 69806.1
ni 256
2 0
PRESATURATION
satmode
wet
TRANSMITTER
tn H1
sfrg 599.866
tof 449.8
tpwr 62
7.200
GRADIENTS
gz1viE 4405
atE 0.001000
EDratio 1.000
stab 0.000500
DECOUPLER
dn
dm nnn

Molecules 2016, 21, 454; doi:10.3390/molecules21040454

FLAGS
hs nn
sspul y
hsglivl 5280
SPECIAL
temp 26.0
gain 32
spin not used
F2 PROCESSING
sb -0.075
shs not used
fn 409
F1 PROCESSING
sb1i ~0.027
sbs1 not used
proci ip
n 096
DISPLAY
sp 373.8
wp 6154.1
spl 373.8
wpl 6154.1
rfi 3.8
rfp 0
rfil 3.8
rfpl 0
PLOT
wc 150.0
sc
wc2 150.0
sc2 0
vs 160
th

ﬂ~n°

-}

w

£

a

-]

[+4]

[1=]

10

Figure S10. gCOSY of 2.
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NN5218B
expd4 gHSQCAD :
—
SAMPLE FLAGS ACQUISITION ARRAYS
date Sep 14 2014 hs nn array phase
solvent pyridine sspul y arraydim 256 L
sampie NN521B_01 PFGflg Yy _’J - A
ACQUISITION hsglivl 5604 i phase
sw 8000.0 SPECIAL 1 1 N
at 0.150 temp 26.0 2 F2 B
np 2400 gain a6 ¥
fb not used spin not used ( ppm} © a
ss 32 GRADIENTS 1
di 1.000 gz1viE 4672 - &
nt 16 gtE 0.002000 | o
2D ACQUISITION EDratio 3.988 d ) éh a
swil 25141.4 gstab 0.000500 E e
ni 128 F2 PROCESSING - L4
phase arrayed gf .059 P &0
PRESATURATION gfs not used 2 & =y
satmode n fn 2048 - b
et n F1 PROCESSING . <
TRANSMITTER gfl 0.005
tn H1 gfsl not used T ®
sfrq 439.877 procl 1p N °
tof 999.8 fnl 2048 -
tpwr 59 DISPLAY d
pw 9.900 sp 186 .6 -1
DECOUPLER wp 4429.7 -
dn C13 spl 1491.5
dof -600.0 wpl 17824.9 7
dm nny rf1l 500.9 Jo— - -
decwave W40_SWPFG rfp 0 n
dmf 32258 rfl1l 1258.4 =
dpwr 35 rfpl 0 B
pwxivi 51 PLOT —_— - o
pwx 14.200 wc 150.0 B
sc
Jixh 146.0 wc2 150.0 -
nulifig y sc2 0 o
mult 2 vs 209 2
ADIABATIC th 1 T
pwx180ad SWPFG_ad3~ ai cdc ph e
pwx180adR SWPFG_ad~
300R 1 a
pwx180 465.4 — 3 6 2
pwx1iv1180 a8
pwx180ref SWPFG_re~ T ©
200 -
pwx180r 2000.2 n
pwx1v1180r 40
7
- . N
—— B -
8
[USSN—— <
9
B S T e e e e e e T TTTTTTT TTTTT T T T T T T T T T T YT T T T T T Y

150 140 130 120 110 100 90 80 70 60 50 40 30 20
F1 (ppm)

Figure S11. gHSQCAD of compound 2.
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NN521B
exp6 gHMBCAD
*  SAMPLE FLAGS ACQUISITION ARRAYS
date Sep 14 2014 hs nn array phase
solvent pyridine sspul y arraydim 512
sample NN521B_01 PFGflg 1% - A
ACQUISITION hsgivi 5604 i phase
sw 8000.0 SPECIAL 1 2 -
at 0.150 temp 26.0 2 - e ) - .
np 2400 gain 46 J(ppm'\ - w el
fb not used spin not used 7] . ° _ . o . oy © ool o o |-
ss 32 GRADIENTS B T e
d1 1.000 gzlvii a67 h - . S S o & °
nt 32 gt1 0.001000 = ° & F b Y R B
2D ACQUISITION gz1v13 1401 - LY ° ® v o ol Be lo
swi 27653.0 gt3 0.001000 2 e A
ni 256 gs 0.000500 : 4 ° ¢ Pt
phas arrayed FZ PROCESSING Jo o Dt - RO < - -
PRESATURATIDN sb -0.064 _
satmode n sbs not used ] ] ° .. 0 s
wet n fn 2048 T
TRANSHMITTER F1 PROCESSING 3
n gfl 0.008 -
sfrq 499.877 gfsl not used -
tof 999.8 procil 1p .
tpwr 59 fni 2048 —J _ ° .
9.900 DISPLAY n - °
DECOUPLER sp 249.1 ad
dn C13 wp 5304.7 -
dof 1813.9 spl 1674.1 - N ° © oo : °
dm nnn  wpl 24682.4 |
decwave W40_SWPFG rf1 500.9 -
dmf 32258 rfp 0 c
dpwr 35 rfil 0.2 ¥
pwx vl 51 rfpl 0
pwx 14.200 PLOT b
we 150.0 : -
jixh 146.0 sc 0 - * N
jnxh 8.0 wc2 150.0 — 6 ) . Ul
ADIABATCIC sc2 0 .
pwx180ad SWPFG_ad3~ vs 209 - B ° o -of-0
00 th 1 7
pwx1v1180 48 ai cdc av
pwx180 465.4 7
7
—_— . ° - °
-~ o e
8
—_—— i o ° °
a .
J
10
——ed -1 o »
11
e e T A I LA A B A B O o o B L L L L LI B R
200 180 160 140 120 100 80 60 40 20
F1 (ppm)

Figure S12. gHMBCAD of 2.



